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FORTY-FIVE-DAY SAFETY SCREENING RESULTS FOR TANK 24]1-SX-108
AUGER SAMPLES 95-AUG-042, 95-AUG-043, AND 95-AUG-044

1.0 INTRODUCTION AND SUMMARY

Single-Shell Tank ;SST) 241-5X-108 contains about 435,321 L (435 m3)
[115,000 gal (15,370 ft’)] of waste received from the Reduction-Oxidation
(REDOX) facility. The waste is classified as REDOX high-level waste. The
height of the waste in the tank is about 122 cm (48 in.).

Brevick et al. (1994) pred1cted that the waste consists of sludge with
some drainable liquid. The tank is not classified as a high-heat tank, but is
estimated to generate heat at a rate of about 40,000 Btu/hr (2.6 Btu/hr/ft ).

1.1 SCOPE AND APPLICABLE SAFETY SCREENING DATA QUALITY OBJECTIVE DOCUMENT

This document is the 45-day safety screening report for 3X-108. The
safety screening DQO applicable at the time this tank was sampled, September,
1995, is WHC-SD-WM-SP-004, Rev. 2, Tank Safety Screening Data Quality
Objective, (Dukelow et al. 1995). The sampling was carried out in compliance
with the following sampling and analysis plan, Tank 241-SX-108 Auger Sampling
and Analysis Plan (Eggers, 1995), WHC-SD-WM-TSAP-007, Rev. 0.

Three auger samples were attempted in three risers. Sample was produced
from only two risers. Sampling information for the three auger events is
summarized in Table 1.

Table 1. Sampling Information for Tank 241-SX-108.

95-AUG-042 16 9/15/95 9/18/95

95-AUG-043 7 8/19/95 9/20/95

95-AUG-044 17 8/25/95 9/26/95
No sample

Because sampling the top of the solid waste with augers does not provide
a complete profile of all of the solid waste, the safety screen for this tank
will not be completed until cores to the bottom of the tank in at Teast two
risers have been obtained and analyzed. The results of additional sampling
will be reported in a final tank characterization report for 5X-108.

Only safety screening analysis results are presented in this document.

Measurements made to meet the requirements at other DQOs addressed in the
sampiing and analysis plan will be discussed in a revision of this report.

1
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1.2 SAFETY SCREENING MEASUREMENTS MADE

Samples of solid waste material were obtained from two risers. The
samples were analyzed in the 222S Laboratory to determine the following:

1.

2.
3.

The exothermic reaction potential of solid waste on a dry weight
basis

The percent water in the waste

The total alpha activity in the waste.

In addition an Industrial Health and Safety Vapor Survey of tank gases was
carried out.

1.3 SUMMARY OF SAFETY SCREEN RESULTS

The following addresses the adequacy of the sampling plan and summarizes
the results of safety screening analyses performed.

Sample coverage compliance with safety screening DQO

The gathering of sample material from two risers meets the intent of
the current safety screening DQO for lateral separation of samples,
but 48-cm (19-in.) auger samples from the top of the waste do not
meet the requirement to vertically profile all of the waste.

Because the waste is 122 cm (48 in.) deep, additional core samples
are required to provide sample material from the bottom 75 cm

(30 in.) of waste. Additional core samples will be gathered to meet
this requirement.

Exotherm measurement results

The dry-basis-corrected exotherms measured using differential
scanning calorimetry (DSC) were zero for the two augers that
produced samples. The 95% confidence limit high values were also
zero. The notification value is 480 J/g.

Percent moisture results

The measured weight percent (wt%) moisture values for the two cores
ranged from 0.7% to 3.2%. The 95% confidence low values ranged from
0% to 1.2%. Under the current DQO, there is no notification Timit
for wt% moisture.

Total alpha radicactivity measurement results

The alpha radioactivity measurement results ranged from about 1.6 to
5.4 uCi/g. The 95% confidence high value ranged from 2.0 to

7.4 uCi/g. These values are well below the notification Timit of

41 uCi/qg.
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Results of Industrial Hygiene and Safety Vapor Survey

A vapor survey or sniff test of the gases in the tank twenty feet
inside the riser gave the results shown in Table 2. The results are
included with Work Package Number WS-95-00129-C.

The concentration of flammable vapor in SX-108 - expressed as a
percent of the concentration of gases at the lower flammabiiity
1imit - is zero. The notification level is 25 percent.

Table 2. Results of Industrial Hygiene and Safety Vapor Survey
in Tank SX-108.

Flammable vapor concentration as
percent of lower flammability limit

Volume percent oxygen gas 20.9%

Concentration of ammonia gas in parts 0.0 PPM
per million

Concentration of total organic vapor 0.0 PPM
in parts per million

Overall results of safety screen testing

The safety screen information summarized earlier suggests the
following:

The top 48 cm (19 in.) of the solid waste material at the bottom of
the tank are safe from a self-propagating chemical reaction
(fuel-energy-concentration effect) and a spontaneous nuclear chain
reaction or criticality (fissile-isotope-concentration effect).

The gas in the vapor space above the waste was safe from a
self-propagating chemical reaction (flammable-gas-concentration
effect) at the time the gas was sniffed.

These results are for a limited portion of the solid waste in the
tank. Therefore, they cannot be extrapolated to cover all of the
solid waste in the tank. Additional core samples are required to
provide material from the bottom 75 cm (30 in.) of waste in the
tank.
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2.0 DESCRIPTION OF EXTRUSIONS AND SAMPLES

Three auger-type samples of the top 48 cm (19 in.) of the waste were
attempted. Two augers produced useful-sized samples. The third did not
produce any sample. The samples were very dry and contained no drainable
liquid. The material was seen to be flighty, i.e., did not appear to be
cohesive and could readily move around if not confined. Also, the dose rates
of the samples were high. The analytical laboratory was concerned that the
high dose rate and "flightiness" of the material might cause problems during
the sample handling and analysis processes. Table 3 summarizes the sampling
results.

Table 3. Singie-Shell Tank SX-108 Auger Sample Summary.

PeTT——

95-AUG-042 16 0 Upper J-7731; very 30.8g

---------- dry, gray,
Drl strg dose = powdery.
250 mR/hr Lower J-7730; some 50.5¢g
. large chunks
Total recovery 81.3g
95-AUG-043 7 0 Upper J-7737; dry, 135.0g

—————————— gray-black,
Drl strg dose powdery, large

1200 mR/hr : chunks
Lower J-7738; gray 9.1g
fine powder
Total recovery 144,19
95-AUG-044 17 0 NA NA
Drl strg dose = L NA
1.5 mR/hr Total recovery 0

2.1 DIVISION OF AUGER SAMPLE 95-AUG-042 INTO SUBSAMPLES
_ The extrusion of 95-AUG-042 was divided into lower-half and upper-half
samples. The upper-half sample was homogenized and divided into samples for
safety screening analysis, inductively coupled plasma (ICP) analysis, and
archiving. The subsample net weights are as follows.
+ 95-AUG-042 upper-half sample division weights

Safety screening and IcP analyses 10.3 g
Archive sample 20.5 g.

4
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The lower half of Sample 95-AUG-042 was divided into the following three
subsamples.

» 95-AUG-042 lower-half sample division weights

Safety screening and ICP analyses 9.8 g
Archive sample 6.5 g
Pretreatment DQO sample to

Pacific Northwest Laboratory (PNL) 24.2 g.

2.2 DIVISION OF AUGER SAMPLE 95-AUG-043 INTO SUBSAMPLES

The extrusion of Sample 95-AUG-043 was divided into lower-~half and
upper-half samples, which were further divided into the following subsamples.

» 95-AUG-043 upper-half sample division weights

Safety screening and ICP analyses 9.5 g

Archive sample 60.6 g

Pretreatment DQO samplie to PNL 30.0 g.
« 95-AUG-043 lower-half sample division weights

Safety screening and ICP analyses 4.6 g

Archive sample 2.7 g.

3.0 RESULTS OF SAFETY SCREENING ANALYSES

The following sections describe the results of safety screening analyses
performed on Samples 95-AUG-042 and 95-AUG-043.

3.1 RESULTS OF SAFETY SCREENING ANALYSES FOR 95-AUG-042

Table 4 summarizes the results of exotherm, wt% water and total alpha
measurements on 95-AUG-042.

Differential Scanning Calorimetry measurements for exothermic reactions
were performed according to method LA-514-114, Rev. C, Mod. 0.
Thermogravimetric analysis (TGA) measurements for percent water were performed
according to method LA-560-112, Rev. B, Mod. 0. Total alpha activity
measurements were made according to procedure LA-508-101, Rev. D, Mod. 2.

High Relative Percent Difference (RPD) values of 19.6% (upper half
segment) and 27.5% (lower half segment) for % water by TGA are attributed to
the low average values of water, 3.2% and 3.1 % respectively, for the upper
and lower halves.
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Percent water values will be redetermined using the gravimetric analysis
method to check the results produced by TGA methods. The results of this work
will be reported in the final report for SX-108.

3.2 RESULTS OF SAFETY SCREENING ANALYSES FOR 95-AUG-043

Table 5 summarizes the results of exotherm, wt% water and total alpha
measurements on 95-AUG-~043.

Differential Scanning Calorimetry was performed according to method
LA-514-113, Rev. C, Mod. 0. Thermogravimetric Analysis measurements for
percent water were performed according to method LA-514-114, Rev. C, Mod. 0.
Total alpha activity measurements were made according to procedure LA-508-101,
Rev. D, Mod. 2.

High RPD values of 93% (upper half segment) and 51% (lower half segment)
for % water by TGA are attributed to the Tow average values of water, 1.1% and
0.7% respectively, for the upper and lower halves of the segment.

Percent water values determined by TGA will be redetermined by the
gravimetric method. The results of this work will be reported in the final
report for SX-108.

3.3 ATTACHED DATA

DSC and TGA scans are attached, because these tests are interpretive in
nature. Safety screening report data summary tables printed directly from
Labcore are attached as well.

3.4 THERMOGRAVIMETRIC DATA ANALYSIS

Tﬁermograyimetric data will be further reviewed to resolve questions
concerning p0551p1e insirument noise (as seen on traces on pages 27-30 and
?3;37%4?nd ghghd1§fe;gnc€ ig ap?earance of the traces between Sample $95002567

g. an e dupiicate Sample 595002567 . 35). Results of t i
will be reported in the final report. (bg ) he revein
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Upper Exotherm-dry J/g < 480 0,00 0.00 0.00 0.00 6.314 High 0.00 Pass
catculated

Upper % water, TGA by % None 2.86 3.48 37 0.31 6.314 Low 1.21 NA
Mettler

Upper Total alpha uCi/g < 41 1.96 1.95 1.955 0.0 6.314 High 1.99 Pass
radicactivity

Lower Exotherm-dry dfg < 480 0.00 0.00 0.00 0.00 6.314 Kigh 0.00 Pass
calculated

Lower X water, TGA by % None 2.70 3.5 3.13 0.43 6,314 Low 0.41 NA
Mettler

Lower Total alpha uCi/g < 41 1.74 1.52 1.63 0.1 6.314 High 2.32 Pass
radioactivity

TGA therme-gravimetric analysis

‘b 9lqe]
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Exotherm-dry

Upper /g < 4BO 0.00 0.00 0.00 0.00 6.314 High 0. Pass
calculated

Upper % water, TGA by % None 0.591 1.62 1.1 0.52 6.314 Low 0.0 NA
Mettler

Upper Total alpha uci/g < 41 4.07 4.32 4.195 0.125 6.314 High 4.98 Pass
radioactivity

Lower Exotherm-dry J/9 < 480 0.00 0.00 0.00 0.00 6.314 High 0.00 Pass
calculated

Lower %X water, TGA by X None 0.535 0.897 0.72 0.18 6.314 Low 0.0 WA
Mettler

Lower Total alpha uCi/g < 41 5.08 5.70 5.39 0.31 6.314 High 7.35 Pass
radicactivity

TGA thermo-gravimetric analysis '

‘g alqel
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09-nov-1975 14:46:54 3 i 5 3\ FE
: P H
A-0002-1 Ig = Em B EWE age: 1
SX-108 AUGER SAMPLE
SX-108
CORE NUMBER: 95-AUG-042,95-AUG-043,95-AUG-044
SEGMENT #: 95-AUG-042
SEGMENT PORTION: U Upper Half of Segment
Action Limits
| Sampt e¥ RiA#|Analyte _ Unit {ower UpperiStandard % Biank Result] Duplicate Average| RPD X]Spk Rec %] Det Limit|Count Err¥
$957002480 % Water by TGA using Mettler [% None None 100.9 n/a 2.860 3.480 3.170( 19.6 n/a n/a n/a
S957002480 DSC Exotherm on Perkin Elmer |Joules/g -1.0e+01 Va0 99,61 nfai 0.00e+00| 0.00e+00] 0.00e+00| 0.00 n/a n/a nfa
$95T002480 DSC Exotherm Dry Calculated jJoules/g Dry|-1.0e+01 n/a nfal 0.00e+00 n/a n/a nfa n/a n/a n/a
5957002481 f [Alpha of Digested Solid uCi/fg -1.0e+1 108.9] <1.21e-01 501 1.950 1.955] 0.51 106.91 2.78Be-01 2.26E+D1

L Lower Half of Segment: L Lower Half of Segment

Action Limits

Sample# R|A#]Analyte Unit Lower Upper |Standard % Averagei RPD %|Spk Rec %| Det Limit]Count Err%
§951002489 % Water by TGA using Mettler {% None None 100.9 3.136] 27.5 n/a n/a n/a
957002489 DSC Exotherm on Perkin Etmer [Joules/g -1.0e+01 #B 99.61 0,00e+00] 0.00 nfa n/a n/a
5957002489 DSE Exotherm Dry Calculated |Joules/g Dry|-1.0e+01 n/a n/a n/a n/a n/a
5957002500 |F JAipha of Digested Solid uCi/g -1.0e+0 1.630] 13.5 nfal 2.5%4e-01] 2.23E+01

=>» Limit violated
=» Selected Limit

b
=

0 ‘A3H '151-dQ-WM-0S-OHM




09-nov-1995 14:47:03 2 E T £ Page: 2
A-0002-1 E ? E TR § v
SX-108 AUGER SAMPLES
SX-108

CORE NUMBER: 95-AUG-042,95-AUG-043,95-AUG-044

SEGMENT #: 95-AUG-043

SEGMENT PORTION: U Upper Haif of Segment

Action Limits
Sample#  R|A#|Analyte Unit Lower Upper [Standard % Blank Result] Duplicate Average| RPD %|Spk Rec ¥%{ Det Limit}Count Err¥
5957002567 % Water by TGA on Perkin Elmer|% None None 100.9 nfal 5.91e-01 1.620 1.106] 93.1 n/a n/a n/a
15957002567 DSC Exotherm Dry Calculated |Joules/g Dryf-1.0e+0 [eale B0 nfa nfal ©0.00e+00 n/a n/a n/a n/a nfa n/a
S$95T002547 DSC Exotherm using Mettler Joules/g -1.0e+0 480,0] 98.77 n/al 0.00e+(Qp| 0.00e+00] 0.00e+00| 0.00 n/a nfa n/a
$957002572 |F JAlpha of Digested Solid uci/g -1.0e+01 2 97.40] <2.97e-01 3 4.195] 5.96 98.66| 5.14e-01] 1.96E+01
L Lower Half of Segment: L Lower Half of Segment
Action Limits

Sample# R|A#|Analyte Unit Lower Upper |Standard % Average| RPD X%|Spk Rec %! Det Limit|Count Err¥
8957002577 % Water by TGA on Perkin Elmeri{% None 100.9 7.16e-01] 50.6 n/a n/a n/a
S95T1002577 DSC Exotherm Ory Calculated |Jdoules/g Dry|-1.0e+01 s n/a n/a n/a nfa n/a n/a
S957002577 DSC Exotherm using Mettler Joules/g -1.0e+0} 0.00e+00] 0.00 n/a n/a n/a
5957002578 |F |Alpha of Digested Solid uci/g - 1.0e+01 5.390] 11.5 94.87] 5.68e-01] 1.86E+01

Y
49

=
=>

Limit violated
Selected Limit

0 °'A3H “1S1-d0-WM-AS-OHM
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INORGANIC ANALYSES
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‘}ngkgggpjgg}sion 2.1 05/15/95 WHC-SD-WM-DP-151, REV. ¢ . Page: 1
LABCORE Data Entry Template for Worklist# 2537

Percittw—Etvorerr
Analyst: _i|‘_‘l|- Instrument: DSCO 7 Book # J2N /44

Method: LA-514-114 Rev/Mod C ()
Worklist Comment: Please run SX-108 DSCs under N2. bdv

GROUP PROJECT S TYPE SAMPLE# RA------- TEST-~==-- MATRIX ACTUAL FOUND DL UNIT
/)
1 STD DSC-03 SOLID aép 45 JX, 5‘71 N/A Joules/g
95000136 sx-108 2 SAMPLE S95T002480 0O Dsc-03 SOLID N/A w Joules/g
95000136 SX;108 3 pup $957002480 0O Dsc-03 SOLID g Z{ N/A Joules/g
95000136 SX-108 4 SAMPLE $957T002489 0 DscC-03 SOLID N/A ’g Joules/g
95000136 sSx-108 5 DUP $95T002489 O DSC-03 sSaLID ’g ’Zf N/A Joules/g
L] -
Final page for worklist # 2537
4 — - p—
So¢ Neet St U ow TS ™, wlvilas
Analyst Signature Date Analyst Signature Date
Vgt - Bl .‘
| QMW Dj landind
IC-18-95
gy - 042
ma-re

Q9STDOIHIC _hud e walee andotherm peak o bacl g smadd ando thime
0k 2499 with a della Hof 966 Tq

Data Entry Comments:

S95766489 _Fud mo watin andetherm Lok,  f Fad g hnadd
andotherm of 955 wath a detta H of T W/Jq_

Units shown for QC (SPK & STD) may not reflect the actual units. DL = Detection Limit, S = Worklist Slot Number,
R = Replicate Number, A = Aliquot Code.



worklistrpt Version 2.1 05/15/95

09/22/95 07-11 WHC-SD-WM-DP-151, REV. ¢

LABCORE Data Entry Template for Worklist#

Page: 1

2537

Analyst: SME Instrument: DSCO Book # {2 V<) /
g ’ —
Method: LA-514 eviMod (- 7D
: Fern [bisH5
Worklist Commeiit: Please run SX-108 DSCs under N2. bdv

GROUP PROJECT S TYPE SAMPLE# RA------- TEST------ MATRIX ACTUAL FOUND DL UNIT
1 STD DSC-01 SOLID N/A Joukes/g
95000136 sX-108 2 SAMPLE §95T002480 0O DsC-01 SOLID N/A Joules/g
95000136 sX-108 3 DUP S957062480 0 Dsc-01 SOLID N/A Jéules/g
95000136 sx-108 4 SAMPLE $95T002489 0 DsC-01 SOLID N/A Joules/g
95000136 SX-108 5 bup $95T002489 0O nsc-01 SoLID N/A Joules/g
- -
/ Final page for worklist # 2537
; -_ . ' /——“
f-LL/Ld 7)" < Qd//&’ru [0:72°75 .

Analyst Signature Date / 530 Analyst Signature Date

Data Entry Comments.

Units shown for QC (SPK & STD) may not reflect the actual units. DL = Detection Limit, § = Worklist Slot Number,

R = Replicate Number, A = Aliquot Code.

13



Curve i: DSC

BEST AVAILABLE COPY

File info: IND101302 Fri Oct 43 07:53: 48 1995

Sample Welght: 6.440
Indium at 10C/min

SIGNATURE BELOW REPRESENTS CHEMICAL TECHNOLOGIST/CHEMIST THAT

OOMPLETED/VERIFIED THE CALIBRATION/ANALYSIS ON PAGES /& 10 /¥ .

26.0 X1 156.500 °*C
: X2 163.200 °C
24.0 -4 Pesk 159.517 *C
Area 182.504 wm)
22.0
AH 28.339 J/g =
T
20.0 4 Height 14.628 mN 5
= Onsat 166.983 *C w
 18.0- s
: :
(-]
- 16.0 %
B 8 14.0 &
12.0 - m
<
10.0 - <
8.0 -
6.0 -
4.0 - / - ,
/Zujﬁ-{, W '\,2{‘61'/:?7""" e 73/
] I r B I T
140.0 145.0 150.0 155.0 160.0 165.0 170.0 175.0
N2 exotherm down Temperature (*C) SM FULTON
0.0 min RMATEL: 10.0 G/min PERKIN

Bt 88 & T™oe-

-ELMER
7 Series Thermal Analysis System
Fri Oct 13 07:54: 41 19485



. ST

Curve 1: DSC
File info: SAM101305 Fri Oct $3 12 29:31 1995

Fri Oct 13 12 47: 46 19495

Sample Weight: 11.620 =mg
Egmu{;a--w,,?sw;t \0C/atn BEST AVAILABLE COPY
200.0 X1 280.933 °C
x2 311.266 °C
175.0 Peaak 298.818 °*C
: Ares 1122.657 aJ
AH 96.614 J/g
450.0 ~ Height 15.498 aW
i Onset 289.482 *C
=
o 425.0 -
[T
FY)
o
-
100.0 -
75.0 -
50.0
B | 1 § P I 1 1 T
100.0 200.0 300.0 400.0
exotherm down, N2 purge gas Temperature (°C) SM FULTON
e J3-3 § Toees 0.0 min RATEL: 40.0 C/min PERKIN-ELMER
. 7 Series Thermal Analysis System

0 'A3H ‘I151-d0-WM-0S-OHM




Curve 4: DSC

File info: SAM104306 Frl Oct 13 13: 41: 11 1995

Sauple Waight: 15.040 mg
895T00§480 DUP, at 10C/min

BEST AVAILABLE COPY

X1 284,200 °C
75.0 X2 343.433 *C
Peak 303.070 *C
50.0 1 Area 1598.199 nJ
AH 106.263 J/g
25.0 1 Height 22.609 aW
g Onset 294.525 *C
x
&
[®
o8
:

I .
100.0

exothera down, N2 purge gas

w &.s 8 TIMEL: 0.0 min RATEL:

|
200.0

10.0 C/wmin

|
300.0
Temperature (°C)

7 Series Thermal Analysis System
Fri Oct 13 147 10: 33 1995

0 'AJH LSI-d0-NM-(S-OHM



Lt

Curve §: DSC

File info: SAM101303 Fri Oct 13 10: 04: 34 1995

Sample Iggui%;: 9.080 ng
S95T008489, at 10C/min
* BEST AVAILABLE COPY
250.04 x4 280.933 *C
X2 311.266 *C
225.0 4 Peak 295,496 *C
Araa 833.153 mJ
200.0 -4 AH 91.757 J/g
Height 9.618 a
175.0 - Onset 285.088 °C
150.0 -

Heat Flow (mW)

125.0 -

| 1 T i T i {
100.0 200.0 300.0 400.0
exotherm down, N2 purge gas Temperature (°C) SM FULTON
0.0 min MATEA: 10.0 C/min PERKI

BeE o33 § ™=

N-ELMER
7 Seriee Thermal Analysis Systea
Fri Oct 13 10: 26: 06 1995

0 'A3YH ‘151-d0-WM-0S-OHM
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Curve i: DSC
File info: SAM101304 fril Oct 13 441:21:52 1995

Sample Weight: 14.950 mg BEST AVAILABLE COPY

5951005439 DUP, at 10C/min

200.0 X4 285.600 °C
X2 311.266 °C
175.0 7  peak 299.289 °C
Area 1123.822 »J
150.0 9y 75.172 J/g
125.0 Height 15.513 mW
g : Onset 289.496 ‘C
= 100.0 -
-
- J
L 75.0
£
50.0 -
25.0 -
000
-25.0 -
=50.0 -7 | T T T T r T
100.0 200.0 300.0 400.0
exothers down, N2 purge gas Temperature (°C) SM FULTON
TBEE 29 § Thes 0.0 min RATEL: 10.0 C/min PERKIN-ELMER
800.0 © 7 Series Thermal Analyaia System

Fri Oct 13 11:33: 35 {995

0°A3H “151-d0-NM-0S-OHM



" worklistrps Version 2.1 05/15/95 WHC-SD-WM-DP-151. REV. 0 Page: 1

wR793 080 | ABCORE Data Entry Template for Worklist# 2622
Analyst: SHF Instrument: DSCO _ .1 MMBook# (2N IY T

Method: LA-514-113 Rev/Mod C = ()
Worklist Comment: Please run SX-108 DSCs under N2. bdv

GROUP PROJECT S TYPE SAMPLE# RA------- TEST--~=--~ MATRIX ACTUAL FOUND DL UNIT
1870 DSC-01 s A4S HR ] N/A __ Joutes/g
95000136 SX-108 2 SAMPLE  S95T002567 O DSC-01 SoLID N/A [Zf Joules/g
| 95000136 SX-108 3 pupP Se57002567 O psc-o1 SOLID | ﬁ g N/A Joules/g
95000136 SX-108 4 SAMPLE S95T002577 O DsSC-01 SOLID N/A ,—M Joules/g
95000136 SX-108 5 DuP $95T002577 0 psc-01 SOLID ﬂ /ﬂ N/A___ doules/g
Final page for worklist # 2622
lﬁd QL"G")" (O- ’f 7 s Il ilivlis
Analyst Slgnaturé-" Date Analyst Signature °  Date

Je %wt bj /B(menﬁt \f%mfﬂ-)

Fug =42
DJ?‘i’S

9957002567 prodiceed an endotherm 905 7ec wilth a delia ly

} -J,b?—#c' i ‘7 *.if
% 3 175, another endotherm Legon o agprox imattly 490°C

hawewtr 1 did vmd Push then Jhe run ended at 500

Data Entry Comments:

31510095 7F producsd asn gndotherm ot Jib 9°C wath o dolta f
o4l ?J/q ansther _gndptherm legan olwt 420 bud was el eoneplled
b(fu the DL ‘

ib- 4 a5
Umts shown f?}v QC (SPK & STD) may not reflect the actual units. DL = Detection Limit, S = Worklist Slot Number,
R = Replicate Number, A = Aliquot Code.
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| -

BEST AVAILABLE COPY

S95T002567 N2

File: 00044.004 DSC METTLER

15-0ct-95

27.633 mg Rate: 10.0 °*C/min Ident: 0.0 222-S Laborsatory
=
€ A
o
X
10
] M Ty
o
¥4
L ! 1
. ; Integbaticn
. m Lelta H 5057 w!
mu “ 117.1 )
I d m Foalk S MR
m SETCUS SRNTI S
: :
o
)
LI L ] 3 L] — 4 L} L} — L 4 ¥ L — L] Ll L] 1 _ ] L] ] L -
100. 200. 300. 400. ‘C

0°A3H "151-d0-WM-0S-OHM




2e

BEST AVAILABLE COPY

S95T002567 DUP N2

20.233 mg Rate: 10.0 *C/min

exo>

File: 00046.004 DSC METTLER
Ident: 0.0 222-S Laboratory

15-0ct-95




£e

BEST AVAILABLE copy

5957002577 N2
17.3714 mg

exo>

Rate: 10.0 °“C/min

Intearation

[ bt H 1244
71.%

TR

~7 .5

2 o e

UG L

---------T‘

File: 00048.001
Ident: 0.0

jiie )
;_] / 4

il

b -

Bnn = e ko e

DSC METTLER
222-S Laboratory

15-0ct-95

0 ‘A4 "15H-dU-IRM-US-IRM




vZ

BEST AVAILABLE COPY

S95T002577 DUP N2
21.846 mg Rate: 10.0 ‘C/min

Inte gt ich
A SO BRI & RTINS
-~ FKACR I Y

exo>

-

s mmn -

File: 00050.0014 DSC METTLER 15-0ct~95
Ident: 0.0 222-5 Laboratory

PR R L

-0S-OHM

0 °A3H 1Sk-d0-



worklistrpt Version 2.1 05/15/95 i LT Page: 1

PEETE LABCORE DatfEStipérplaey for Worklist# 2545

Mo ttleq

Analyst:  _EpM Instrument: TGAO _1 _ Book# 9N8-H
Method: LA-560-112 Rev/Mod B0 WHC-SD-WHM-DP-151 REV. 0
Worklist Comment: Please run SX-108 TGAs under N2. bdv
GROUP PROJECT S TYPE SAMPLE# RA------- TEST------ MATRIX ACTUAL FOUND DL UNIT

1 STD TGA-01 SOLID ‘51? qL/ 667 fo N/A %
95000136 SX-108 2 SAMPLE 957002680 0 TGA-01 SOLID wa o 7€ %
95000136 SX-108 3 Dup $95T002480 0 w0 s A8 348 -N/A %
95000136 SX-108 4 SAMPLE  $95T002489 0 TGA-01 soLID o <270 %
95000136 SX-108 5 pup S95T002489 0 TGA-01 soe 76 556  wm

Final page for worklist # 2545

Mo 45 bl so)isfes
Analyst Signature ITate ; Analyst Signature °  Date
lordieg [33@ m%\’ alen

(C-A0-95

\\

Aub- o4 2
—_—— T

Dat.:zf,‘mtryCommem‘s\/)[/h|L UL"U&Lh:{ (USS UI N N Lf,f ‘H/bx ‘hUC _)L(,HL()LJ)

U
%,L(‘ LU\{'(QP/L][ SS fm’] iﬁ 5@0 C «)O JZ&J&/ f{(uk(/ EL(( (r,r”-'(e_,

IOOC Sy very ik wjﬂd lss.

Units shown for QC (SPK & STD) may not reﬂect the actual units. DI. = Detection Limit, § = Worklist Slot Number,
R = Replicate Number, A = Aliguot Code.
25



92

SIGNATURE - BELOW REPRESENTS CHEMICAL TECHNOLOGIST/CHEMIST THAT
COMPLETED/VERIFIED THE CALIBRATION/ANALYSIS ON PAGESezé TO

BEST AVAILABLE COPY

0 .

TGA STD B65NB-A

File: 00066.001

TG  METTLER

17~0ct-95

$18.060 mg Rate: 10.0 “C/min Ident: 0.0 222-S Laboratory
2| |
] i Step Analysis
J Height-10.89 myg
-60.29 %
. ResiC. 7.17 mg
. 39.71 %
- Dpeak  83.0°C
o-
-
e ¥
T L] T ] ' | 1 ¥ 1 I L | 1 L] L I 1  § L) l 1] L | l
100. 200. 300. 400, ‘C

0 °A3Y "1S1-d0-WM-0S-OHM




e

BEST AVAILABLE COPY

S95T002480 SAM N2
22.133 mg

Rate: 10.0 °C/min

. A

File: 00067.001 TG METTLER
Ident: 0.0 222~-S Laboratory

"1 Step Analysis

Height —-0.63 my
-2.86 %

FResiC. 21.50 mg
97.14 %

17-0ct-856

0°A3H "1S1-d0-WM-0S-DHM




>

BEST AVAILABLE COPY

S95T002480 DUP N2
11.978 mg

Rate:

10.0 ‘C/min

File: 00068.001 TG METTLER 17-0ct-95
Ident: 0.0 222-8 Laboratory
ohap Atltalysi
Hoeiahth -0 40 w
SRR T B
Y 14,58
a5 X
Lre ak 7i.uT

1
[
1
L

AR TS T VIS JAM




6¢c

BEST AVAILABLE COPY

S95T002489 SAM N2
29.280 mg

i
i
+
]

-

File: 00069.001 TG METTLER
Rate: 10.0 “C/min Ident; 0.0 222-S Laboratory

e e et e i s it e = e s .1

Hedoht w70
A
R S
S VAR

Liprealk v O

Tl e IR
SR AlalyLa

17-0ct-95

ik
-y

i

g
i

0 A3Y '1S5H-dG-WNM-US-OHM




BEST AVAILABLE COPY

S957T002489 DUP N2 File: 00070.001 TG METTLER 17-0ct-95
14.074 mg Rate: 10.0 *C/min Ident: 0.0 222-S Laboratory '

!
!
I
?

i
'
|
i
!
i

l

ot

0°ATH ‘161-d0-NM-QS-OHM




worklistrpt Version 2.1 05/15/95 Page: 1

_- WHC.SD-WM-0p. _
oIS BE -y ABCORE Data Entey Teinpiite $or Worklist# 2619
Penkin €on
Analyst: SMF Instrument: TGAO 3 Book # £ SNEA

-0
Method: LA-514-114 Rev/Mod
Worklist Comment: Please run SX-108 TGAs under N2. bdv

GROUP PROJECT S TYPE SAMPLE# RA -~e===- TEST-~-~-~ MATRIX ACTUAL FOUND DL UNIT
. .-
1 sTD TGA-03 SOLID 501 ?4 £C.30 N/A %
95000136 SX-108 2 SAMPLE S95T002567 O TGA-03 SOLID N/A ‘ 3LN %
95000136 Sx-108 3 pup S9ST002567 0 TGA-03 SOLID . 567’ ‘ . b)— N/A %
- -
95000136 SX-108 4 SAMPLE  $95T002577 0 TGA-03 $OLID NA 939 5
e
95000136 SX-108 5 pUP $95T002577 0 TGA-03 s 272 B1F N/A %
- -
Final page for worklist # 2619

P
0L g tdcud s/ S
nalyst Signature i0-30-9% Analyst Signature Date

\‘ﬁb’iﬁe& bj

AWG- o473

‘].DaraEntry Comments. SC? S5TOC 3569 bﬁ)dum Aluyb LU\QQEK“ L,Jgg S&ps C( 2. 36 i 7

wd_4-65 Wt %, S95700357% /,Dizmaadd%wo weaht ss slps of
[ 6q W9 pnd 8.492ut 7. J

Units shown for QC (SPK & STD) may not reflect the actual units. DL = Detection Limit, S = Worklist Slot Number,
R = Replicate Number, A = Aliquot Code. '

31



worklistrpt Version 2.1 05/15/95 WHC'SD'WM‘DP'1 51, REV. 0
09/27/95 07:57 .
LABCORE Data Entry Template for Worklist#

Page: 1

2619

Analyst: SMF Instrument: TGAQ Book # LSAVE

?ﬁﬁ (02395
Method =360~ od

LA-514 -1y —-C-O
Worklist Commment: Please run SX-108 TGAs under N2. bdv

GROUP PROJECT S TYPE SAMPLE# RA------- TEST----~- MATRIX ACTUAL FOUND DL

1 STD TGA-01 SOLID N/A
95000136 SX-108 2 SAMPLE 5957002567 0 TGA-01 SoLID N/A
95000136 sX-108 3 pup §957002567 0 TGA-01 SoLID N/A
95000136 Sx-108 4 SAMPLE §93T002577 0 TGA-01 SOLID N/A
95000136 sSX-108 5 DUp §957002577 0 TGA-01 SOLID N/A

/ Final page for worklist # 2619
fesce D) Ordiden 102395

UNIT

Knalyst Signatire Date 733, Analyst Signature Date

Data Entry Comments:

Units shown for QC (SPK & STD) may not reflect the actual units. DL = Detection Limit, S = Worklist Slot Number,

R = Replicate Number, A = Aliguot Code.

32



Giirve

File

1

infu:

GA
TER102303

Sample Welght: 7.

69MB-A Terlig

SIGNATURE BELOW REPRESENTS CHEMICAL TECHNOLOGIST/CHEMIST THAT =
*G

COMPLETED/VERIFIED THE CALIBRATION/ANALYSIS ON PAGES 3.3 a0 o2

G904

%!

80.0

W,

’
1

-7

—
e

gL

Wsin

60.U
oo

VLW

NTCI VI 8

_H?l"

19

X1
X2

'

AY

Moun Oct #3 160 14 12
m

3u.257

205, 8E5

e 99,959

L E9.65¢

-

-ba, 301

14495

¥ A

2

0 FB 7S

IR RSLS D

TEir i3 =L
TEiiF =2 S et

AR

=3
]

- Wi eV

poa

:"A.‘n;‘ ST,

_éﬁfi;té ;b7. \:;%LEZ;?W
e

S SRR

Mon Oct

Stmrl At ey

23 17: 441 17 1

0°A3H ‘151-d0-WM-0S-OHM



¥t

Curve 1: TGA
File info: SAM102310 Mon Oct 23 18: 46: 10 1995
Sample Weight: 15.862 mg

5957002567

Weight (Wt. X)

101.0 4

100.0 "8y 0,591 we.

!
99.0 -

i
1

i L‘f ‘2.36?_ 'a‘t
93.0-;

97.0 - :

1

AY -4.652 Wt. X

i ] | i | | l 1 [ |
100.0 200.0 300.0 400.0

10C/MIN N2 Temperature (*C) SM FULTON

a88.0 C TIMEL: 0.0 min ARATEL: 10.0 C/min PERKIN-ELMER

800.0 € 7 Series Thermal Analysis System

Tue Oct 31 14 3515 1995

0 A3H '1Si-d0-NM-0S-OHM



Se

Curve 4. TGA
File info: SAM102311 Mon Oct 23 19: 56: 09 1995

Sample Weight: 16.353 mg
S957002567 DUP -

Xt 24.883 °C
100.0 -
Loxe 112.345 °C
99.8-\ Y4 99.850 Wt. ¥
99.6 - \ Y2 98.229 Wt. ¥
AY ~1.624 Wt. X
=®
o
=
e
=
o
-4
[}
x
| | |
100.0 200.0
10C/MIN N2
;gg “‘6.3 g TImMeEL: 0.0 min RAATE4: 10.0 C/min

|
300.0

Temperature {*C)

|
400.0

SM FULTON

PERKIN-ELMER

7 Series Thermal Analysis System
Tue Oct 31 14: 41; 43 1995

0°'A3H "ISI-d0-WM-GS-DHM



Curve 1: TGA
File info:
Sample Weight: 9.547 mg

SAM102312 Mon Oct 23 21:27: 18 {995

S95T002577

101.0 - ;

100.0
AY -0.535 Wt. X
- {
e }
; :
£ .98.0 .
o & é
» 2 |
2 97.0-
|
5
f
96.0 -
|
95.0 -
!
94.0 -
[ ;
100.0 200.0
10C/MIN N2
m 56'8'3 g TIMtA: 0.0 wmin RATEL: 10.0 C/min

|
300.0

Temperature (°C)

AY -3.417

|
400.0

SM FULTON

PERKIN-ELMER

7 Series Thermal Analysis System
Tue Oct 31 14:46:51 1995

0 'A3Y ‘15H-dG-WM-GS-OHM



e

Curve 1: TGA
File info: SAM102313 Mon Oct 23 22: 35:57 1995

Sample Weight: 22.453 mng
S95T002577 DUP

104.0 =

®
-
=
e
=
o0
-l
(-]
x
97.0
9.5 -
i
96.0 -
!
95.0 -i
| | i |
100.0 200.0
{OC/MIN N2
%g “sg.g g TIMEL: 0.0 @in RATEI: 10.0 CG/min

]
300.0

Temperature (*C)

AY -2.834 Wt,

0 °‘A3H "151-d0-WM-0S-OHM

|
400.0

SM FULTON

PERKIN-ELMER

7 Series Thermal Analysis System
Tue Oct 31 14:852: 33 1495
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